Synthesis and characterization of compounds
Synthesis of compound 1 1 . To a solution of resorcinol (3.0 g, 27.27 mmol) in a mixture (2:1, 150 mL) of chloroform and acetic acid was slowly added a solution of nitric acid (2.0 mL) in acetic acid (45 mL). After being stirred for 2 h, the reaction mixture was quenched with water (50 mL) and extracted with CH2Cl2. The organic layer was dried over Na2SO4 and concentrated under reduced pressure. The residue was purified by flash column chromatography on silica gel (EtOAc/petroleum ether, v/v, 1:4) to give the desired product as a yellow solid (750 mg, 25% yield): 1 Synthesis of compound PBOH. Compound 1 (200 mg, 1.29 mmol) was dissolved in 20 mL EtOH and palladium 20% on activated carbon (75 mg) was added. The reaction mixture was stirred at room temperature for 12 h under hydrogen atmosphere. The reaction mixture was filtered and the filtrate was concentrated. 162 mg of compound 2 was obtained as a brown solid and used directly for the next step without further purification. Compound 2 (150 mg, 1.2 mmol) was dissolved in 10 mL ethanol. After the addition of benzoylformic acid (180 mg, 1.2 mmol) and 0.7 mL acetic acid, the mixture was stirred at room temperature for 4 h and concentrated in vacuo.
The residue was chromatographed on silica gel with ethyl acetate/petroleum ether (v/v, 3:1) to afford 163 mg PBOH as a yellow powder and the overall yields of two steps were 44%. 1 Figure S3 . Fluorescence responses of PBD (10 µM) in the absence and presence of 100 µM GSH in 10 mM PBS buffer solutions containing 40% EtOH as a co-solvent at different pHs. The detection limit was calculated according to the method used in the previous literature [4] [5] [6] . The fluorescence emission intensity (540 nm) was plotted versus the concentrations of biothiols. The detection limit was calculated using the equation
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Calculation of detection limit
where σ is the standard deviation of blank measurement and k is the slope between the fluorescence emission intensity versus GSH concentration. The detection limit was calculated to be 14.5 nM for GSH. Similarly, the detection limit was calculated to be 17.5 nM for Cys and 80.0 nM for Hcy ( Figure S4 ), respectively. 
Dynamic studies of PBD with biothiols
Pseudo-first-order rate constant 7, 8 . Figure S5 . The values of rate constants of GSH, Cys, and Hcy were 0.25 min −1 , 0.26 min −1 , and 0.20 min −1 , respectively. Cytotoxicity measurements of PBD Figure S7 . Cytotoxicity measurements of PBD. HeLa cells were treated with 5 µM and 10 µM PBD for 6 h. Then, CCK8 assay was used to measure cell viability. -8 - Figure S10 . 13 C-NMR spectrum of PBOH in DMSO-d6. Figure S11 . HRMS spectrum of PBOH.
-9 - Figure S12 . 1 H-NMR spectrum of PBD in DMSO-d6. Figure S13 . 13 C-NMR spectrum of PBD in DMSO-d6.
-10 -. Figure S14 . HRMS spectrum of PBD.
